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In the title compound, C 21 H 18 Si, the coordination geometry around the Si atom is a slightly distorted tetrahedron with C-Si-C angles in the range 106. 05 (11) to 110.58 (10) and Si-C bond lengths in the range 1.855 (2) to 1.883 (3) Å . The alkyne C-C bond length is 1.167 (4) Å . The dihedral angles between the three phenyl rings are 63.89 (7), 86.38 (7) and 70.51 (8) . In the crystal, molecules interact only by van der Waals forces.
Related literature
For the first report of the title compound, see: Masson et al. (1967) . For background to silane chemistry, see: Abraham et al. (2001 Abraham et al. ( , 2003 ; Helmboldt & Hiersemann (2003) ; Hiersemann (1999 Hiersemann ( , 2000 ; Nelson et al. (2011) . Data collection: CrysAlis CCD (Oxford Diffraction, 2008); cell refinement: CrysAlis CCD; data reduction: CrysAlis RED (Oxford Diffraction, 2008); program(s) used to solve structure: SHELXS97 (Sheldrick, 2008) ; program(s) used to refine structure: SHELXL97 (Sheldrick, 2008) ; molecular graphics: SHELXTL-Plus (Sheldrick, 2008) ; software used to prepare material for publication: SHELXL97 and PLATON (Spek, 2009 The title compound (I) (Masson et al., 1967) was synthesized from 3-bromoprop-1-yne by Grignard-reaction with ClSiPh 3 .
Experimental
Silane acts as an intermediate en route to alkoxy-carbonyl substituted allyl vinyl ethers (Hiersemann, 2000) , which exhibit a wide range of reactivity for further synthetic transformation (Hiersemann, 1999; Abraham et al., 2001; Abraham et al., 2003; Helmboldt et al., 2003; Nelson et al., 2011) developed in our laboratory.
To an oven dried, three-necked-flask (equipped with a reflux condenser, a dropping funnel and a stopper, which is ultimately switched with a thermometer) under an atmosphere of argon was added Mg powder (1.02 g, 42 mmol, 2.1 eq) and HgCl 2 (0.36 g, 1.3 mmol, 0.06 eq). The flask was heated with a heatgun, sealed with a septum and allowed to cool down to room temperature under an atmosphere of argon before Et 2 O (14 ml, 0.33 ml/mmol Mg) was added carefully. The flask was cooled to 273 K and propargylbromide (4.3 ml, 40 mmol, 2 eq, 80% in toluene) in Et 2 O (14 ml, 0.35 ml/mmol bromide) was added dropwise over a period of 25 min. After addition of the first few drops the solution became cloudy and started to boil.
The rate of the addition was adjusted to maintain the internal temperature between 273 K and 293 K. The dark solution was stirred further for 50 min at 273 K before chlorotriphenylsilane (5.9 g, 20 mmol, 1 eq) in Et 2 O (50 ml, 2.5 ml/mmol silane) was added dropwise over a period of 30 min. The resulting reaction mixture was allowed to warm to room temperature overnight (16 h) and was then diluted by the careful addition of saturated aqueous NH 4 Cl solution and n-pentane. The aqueous layer was extracted with n-pentane (3 × and the combined organic phases were dried (MgSO 4 ) and concentrated under reduced pressure (greater than 5 mbar). Purification by flash chromatography (n-pentane/Et 2 O 100/1) afforded silane I (2.3 g, 7.7 mmol, 38%) as a white solid. Subsequent recrystallization of I by vapor diffusion technique from isohexane and ethyl acetate provided colourless plates of (I). R f 0.34 (cyclohexane/ethyl acetate 20/1); 1 H NMR (CDCl 3 , 400 MHz, δ): 1.87 (t, J = 2.9 Hz, 1H), 2.35 (d, J = 3.0 Hz, 2H), 7.38-7.48 (m, 9H), 7.59-7.60 (m, 6H); C 21 H 18 Si, M = 298.45 g/mol.
Refinement
The hydrogen atoms of the phenyl rings were placed in calculated positions with C-H bond distances of 0.95Å and refined as riding on their parent atoms with U iso = 1.2 x U eq (C). For the remaining hydrogen atoms coordinates and an isotropic temperature factor were refined. 
